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398 F o
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#7423 (% ) (GLEDITSIAE FRUCTUS

ABNORMALIS)

- B
MEES2HLEFES (a i) BHE 104 -

S REZEFER
(- ) HPLC &k B2 K78 4=
Shimadzu LC-2060C 3D # 7 Quaternary pump ~ Autosampler~ Thermostatted

column compartment ~ Diode-Array Detector ; & +7 ? 1. SHIMADZU shim-
pack GIST (250 x 4.6 mm, 5 pm) °

(=) UPLC ®E 2 k47§ 1=
Shimadzu LC-2060C 3D ¢ 7 Quaternary pump ~ Autosampler ~ Thermostatted

column compartment ~ Diode-Array Detector : & +7 ”;? +. SHIMADZU shim-
pack GIST (100 x 2.1 mm, 1.9 um) °

ZRHESE FH LR
(=) @l
% 7 (HPLC grade) BB+t 4 foff 3 9 ir§ fU2 @ 5 o FREE 30 4 AR L )
B F oo
(=) HEREEs
= & 1% % (Dihydromyricetin) CAS No. 27200-12-0, % & % 98.78%, Lot No.
20250830, # & 4 F A pd TN P (AT B A G LA ) o
L
(=) B ERFPFHTR
BeASR K6 F AP 1.0g B SOmL #re gy o g
fer T~ T5% 7 [~ 50% 7 fE o [~ 75%2 [~ 50%2 fiE & 25mL e A2
5 4R AGL(# 300 W o 47 40 kHz) 30 4 4 > e 10 4 48(% 4000
x g) » B~_t ifie i Jy(Syringe filter, PTFE 0.45 um) » ¥ {% = & £ 10 uL it »
HPLC 11 il W @it B 2 = & 115 % B % L% 5 ff 5 e i 040 FHE 5

P
EPEN L3

BRIk SR AGES 20 65 %2)9 1.0g> & 50 mL g ¥ 9 5 8
FEde ~ P R 25mL v A2 k4R F AJE (54 3 300 W o 4E % 40 kHz) 30 A 4



e 10 & 48(5 4000 x g) > 2 No.l g 'AiBig » g #H » 25 mL 2. 2 £
FEP oo e P iR T 3R 0 % 3 £ i p(Syringe filter, PTFE 0.45 um) » 718 o &
£-10 uL it » HPLC » & A0 A £4F 1 i 32 5 = 55 « 24t » _ﬁ_;q_— i

P ERTP2 2 P ENE G-

(Z) HBEE 3R
BrefiP 4t RIEE - P % 20mg> 4 40mL 7 @45 ImL 3
S EEE 500 pg ¥ RARE SRR AR 0 £ BRI
100 pg/mL # = 44 fo A2 503 7% o

(2 ) & &%
BRI A SR AGES 20 8 %)9 1.0g> & S0mL g F ¢ Br
dv x 50%e 5 25 mL > A2 3 4R T AJR(F % 300 W 4E 5 40 kHz) 30 A
& 0 s 10 A 45(9 4000 x @) 0 12 No.l i ik A AINA £RE 1
o B ERR A S0mL 2 FBALY 0 4 50%e R AR K LR
(Syringe filter, PTFE 0.45 pm) > ¥ -

(1) a2
G R Pt BRAR I R R~ e i3 0k 10l o 2~ HPLC - iRl 2>
PR SRR SRRY DA PE R 2 T -

(=) g
Bpgs P2 & W5 F R ARE S F R g £(500 ug/mL) > 2 7 f A2
*F - A EA N5 5002001005025 pg/mL et B AR 2 50 0% o
PRk £ B~ 10 ul 4wl » HPLC i 7 2 8 A 47 0 1% SR8 52
S (y ) o ¥R RO 52 kR (x B)E 7 ALY i 0 5 R R B 2
i y=ax+b @ ip b BE R

(=) % RE®
Mz E W E G 100 pg/mL 2 RS A R iR 54 - &
WiFFapld o ff 5tk ROAPEREZL o

(~) EAHE R FR
L EAF B - 37 %*F%E—”*%%H% C RS B SRR A E S 2
TEEE S PIREF B SRR BRBT N FPE R E(%):
Apih s RAOApPEHRE L -
2 RAL Pk - 27 BRRES EHE A RRES EHRSBREAR S 2 W
BRI EHR SRR AN A 024824 | PREIRBIR 0 U §



fgeng B i ROpEEEL -

(1) BEs < s
TR R ‘l( imit of Detection, LOD) * #-¢ 4vjk & 2 R &% i 7 474018 -

IolAEESRTt L =32 ER 0 T BRI GIE -
Z_¥ #%&*Y(Limit of Quantification, LOQ) : #-¢ ik & 2 &% 572 7% % L
ot S =10 pF kR 0 TR T ERAGIE o

(L) HAewje ik

(__L

oo drs AR EORESIEHR A S F P BEEERY02g;
AulGer Z A HEE 1O0me > T SRR UG SRR TR

- ) HPLC % #7if i%

1. & +7 ¢ : SHIMADZU shim-pack GIST (250 x 4.6 mm, 5 pm)

2. %Rl E UV 290 nm

3. s#i# ¢ 1.0 mL/min

4. gHE R 1 30°C

5.A4A>% 1 10puL

6. # & 4p -

P ¥ (min) ? f3 (%) k(%)

0 35 65
20 35 65

(+2) 287 e EHz LRl

P10 B SR RS a R W S 2 WFRSRR L 10
WL i@ 4 3 442~ HPLC » #7717 T 3L 6 ff s [ 2 X3 552 &
i e IO 2 S

(+=2) g3 # 52 UPLC » {705 i%

1. %1% # : SHIMADZU Shim-pack GIST (100 x 2.1 mm, 1.9 pm)

2. #%plAE UV 290 nm

3. e 0.3 mL/min

4. FHLE R 30°C

5.7~ 1 1pL

6. # & 4p :

P ¥ (min) T 7 (%) k(%)

0 35 65
15 35 65
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IR
(=) HERiEEs- 3+ % 2 HPLC & 17
WAFRGPER 654 A AR T - & HF R HBRARE SR (R ) o

mAU
6001290nm,4nm|

500
400

300

E
200
100
o

e e B e B B B B N ey e e T e e L B B S S S S S s
25 5 7.5 10.0 12.5 15.0 17.5 min

B ~ = & 3 HEARE &3 2 HPLC & 17

(=) & FHik &2 HPLC & 47
WHF TR 650 4 sk WEF B RS Z & P (RS )
CEPEEABEIR)E 389 FEFI(DE 103 Hh ki migr e L

F\o

400 SN Al

——
0.0 2.5 5.0 7.5 10.0 12.5 15.0 17.5 min

Bl= ~ 7 8 irie+ Fitie &2 HPLC & 47 Bl

(Z) Bt EBpami
" 50%¢ fEiR R B R HRE 5 H et B 4092 T 45 A Sl 6
BB o BT 50%C AR EBREEEAE(EA-)

+ B L
~ — D P P\»:'—‘;AB"/%\‘Q#—“:LIP

i3 ZiWEEAE G| BEF R
v A 2743367

75%° f% 5428618

50%" fs 12110821
¢ fi% 799230

75%¢ F% 9942061

50%¢ i 16337790 \
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() it Fh#Ti

BEHTEPR2IANT 2B T HPF R IR 2(FEF A 98%)
(=)~
2 s RS EHR S IR BGTE
Sl S i e
il 19261763
R 2- 2779318
¥3- 313252
rax 75556

() HREFEES - i PHFEHRER
EARER-IPHEEIOHE D TS ff ok BE(y)TE DD
BE RS AN L y=27425x+49616°R*=0.9998 & 77 ik B 7 25-500 pg/mL
FoRAF S ()

- i
y =27425x + 49616
R>=0.9998

15000000

% 10000000

v
ﬁz 5000000
0
0 200 400 600

JE B (ug/mL)

DS LAY £8 5 410

22~ dPEERLRESRD LS
¥R AR & JE B (ug/mL) M w o A R?
SN Al 25-500 y =27425x + 49616 0.9998

(#) # % AER
FEHERRE T fI* HPLC 2 B2 i R R 2 F - I P2 H %
B2 ApHRE L 5 045% 0 Bk Suig * & RKp oo

(=) EAF BRI E%R
FkEERT I HPLC 2 B i e A2 s P 2 248
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'@1wﬁﬁﬁgﬁwwwéLﬂwmfwwﬂﬁwcfiﬁﬁ%* 4 ] pEp

A A REL L 040% 0 1 LB ] > FAF R SA T L 24

JPEER RS PlE S A LR o

(~) HRERE LR 1 GE%R

ZaHEEBRHETE 0.05ugmL (Bl ) &% 5 0.10 pg/mL (B

g

)o

mAU

254

201

" RNy

¥
@m_lgrm;ﬁﬁgkﬁ__%JWM,ﬁ_fm_ﬁﬂ~mv_.

T T T T
0.0 2.5 5.0 7.5 10.0 125 15.0 17.5 min

Ble ~ - &4 6B 15 W

mAU
90nm,4nm|

25]

2.0

A=
a
05] 4
OQEWMKJAI/L,_W/‘

Bl ~- itz T 8EUEATH

e~ R IB W B 4T

Wil p SEHEE
kR R.S.D. (%)
HRE  (n=5) 100 pg/mL 0.45
A (n=5) ¥ &% 7% (No.8) 0.54
T (0=5) & &% 7% (No.g) 0.40
PR (n=1) 0.05 pg/mL -
T_E 1% "YUn=1) 0.10 ug/mL -
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(’L ) 4‘"“?‘1{—1 Fé‘%g’
AP E TR w e F L 103.9%  ARFIEER L L 2.01% (&

I)e
*3 ~ = lJff’f“ /?J"‘“‘}"“]/{gf:
o BHHE|] 7FE | rE | BEFE | wicF | THEwcF| RSD.
o (8) (mg) (mg) (mg) (%) (%) (%)

1 0.2001 1.5942 1.0 2.6358 104.16

2 0.2003 1.5958 1.0 2.6441 104.83

3 0.2009 1.6022 1.0 2.6673 104.52 103.9 2.01
4

5

0.2005 1.6054 1.0 2.6355 103.01
0.2004 1.6078 1.0 2.6169 100.91

(L) 487 &+ 817 2Rl
10 #44r e+ B2 ¢ BRI LB R (0 F)brd = 400 2 & B F 0
58 % 0.029-1.545% > =% & f%% R B E S 042% A
Bl - TP R LS 2L E R K3 5000 (F B E S 7291)

B = iﬁﬁ% i g

(No.) (%)
1 (NA) 0.029
2 (NWB) 0.567
3 (NX) 0.626
4 (CA-1) 0.046
5(CB) 0.778
6 (CE) 1.233
7 (CH-1) 0.662
8 (CH-2) 0.123
9 (SK3) 1.545
10 (SK4) 0.892

I 35E4S.D. 0.650+0.500
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(- ) fri # 2 HPLC 4 % Bl o =
P10 47 8 FHe &3 & 10l ig 4k > (7 HPLC 4 ¥ R
EEGEE

1. & 47 ¢ : SHIMADZU shim-pack GIST (250 x 4.6 mm, 5 pm)
2. ¥ plAE UV 340 nm 3. ;i ¢ 1.0 mL/min
4. FHIER 130°C 5.4>% 1 10puL
6. HH4p -
P ¥ (min) e 1 (%) k(%)

0 13 87

35 20 80

45 20 80

55 30 70

65 34 66

o0t
11004 ” / ‘
foont]
st
o]
Tt

60000

50000

400004

30000

200004

10004

(RN RN NN NN NN RN NN NN RN RN RN RN NN RN RN RN EE RN RN
00 25 80 75 100 125 80 75 W0 25 B0 ;S N0 RS KO ¥5 N0 &5 40 45 500 85 B0 5 600 625 mn

Rl ~ 10 #4723 Z 44 2 HPLC 45 ® B3
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L) HREF&ES F 1 2 UPLC A 47
WHFFTREE 28] A& - A B A HBIRESAE (R )

R90nm.4nm|

= BN R

150

100

e e e s e e e e s B e e e e L e e o e B e e e s s s s B e
1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0 min

Bl= ~ = & 154 HEEE 55 %2 UPLC & 15 M

(=) # &irfes e 52 UPLC K& 17
HE TR 2.83 S &S T WES Btk S - & R A% (B
,\) °

30 mAU

90nm,4nm|
2504
q _ A 2
1 ,ifﬁ‘fu}%
200 /
1504 /
100
504
OEJ\/K
e B o B B I A B e e B O e At e e
1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 140  min

B~ B 8 4RieF F4e 52 UPLC 4 7 B

(e) cifpERmn 3t a3 gegn

A+ 3% 1 CisHizOg 5 & 3 & 13203 5 %3 8L 1239-241°C 5 Ko & 4k o

OH

OH

OH
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(4 ) = &1+ % 5 'HNMR Bl

Dihydro myricetin_DMSO_500 2025/06/02 (YHC19-48)

3 ° = ~ N oenmEss @oonwe 00202020 wemonw
2 > 2 s 0 22833%9%5 omdAses 0 asess
3 ~ 2 2

- s < s ewveswss evecee  cSae~e

S
S 83vo~nn wsceTo®s 0000200 weeel
°

W Y§ P

ree v T L L T | T T T | BB S S S S S B S S S
12 11 10 9 8 7 6 5 ) 3 2 ppm

0.97 - 2‘:0}2 ' 2‘.;2 0.96 1.00 -

0.95 1.00 L2603 1.02

Bl4 ~ = & #15 % 7 'H NMR B (DMSO-db)
(+=) = # P4 PCNMR B
Dihydro myricetin_DMSO_600 2025/06/02 (YHC19-48)

| I T 011 Ty b

P AR M M o e TR T R T

Bl - - & 4 % 5 3C NMR 3 (DMSO-de)
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(+ ™) = & #15 % sHESI-MS Bl 3%

0.754

0.254

Inten.(x100,000

193.0146

178.9989 2150353

257.0463 289036 .

301.0366

341.0293

365.
L,

[

387.0351

530 417.0244 4550231
(YL

n Ll Ly

1523'91‘11

0.0
150.0

(+4) - aHHF % OFTIR B

T T
175.0 200.0

T
225.0

T
250.0

DR

T
275.0

T
300.0 325.0

,

T
350.0

T t T T
375.0 400.0 425.0 450.0 475.0

- & ¥ 15 % 7 ESI-MS Bl

T
500.0

T
525.0

miz

{

%Transmittance

100

110 {'Dihydromyricetin

90

80

70

60-

50+

40

30

20

3357.58

2893.07

2364.31

by 4 |

o
L
-
©
-
s

3500

3000

2500

2000 1500 1000

Wavenumbers (cm-1)

500

E]__L

~Z & W15 % A FTIR Bl

18



(=) - a Ptz HUV RH

mAU
750765377 1.00
1 N
500
250 4
i N o
7 (2] o~
0 = ma
L ‘ T T ‘ T T ‘ T T T T ‘ T T T T ‘ T T ‘ T T ‘
200 300 400 500 600 700 nm

B+ = - & P2 HUV R
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SL-) iR R E R

Fn s Z AP EE s BT B =8 (DMSO-de)?

position Su (600 MHz)? &c (150 MHz)

2 4.89 (d, 10.8) 83.2

3 4.40 (dd, 10.8, 6.0) 71.6

4 - 197.6

4a - 100.4

5 - 163.3

6 5.88 (d, 1.8) 95.9

7 - 166.7

8 5.84(d, 1.8) 94.9

8a - 162.5

1’ - 127.1

2°.,6° 6.38 (s) 106.9

3,5’ - 145.7

4’ - 133.4
3-OH 5.74 (d, 6.0) -
5-OH 11.88 (s) -
7-OH 10.80 (s) -
3’,5’-OH 8.88 (s) -
4’-OH 8.19 (s) -

4(Multiplicity, J in Hz) in ppm.

20



L RFL HPLCA 47 % i 400 R

¥y ($# & | (¥ @ﬂ%*i>> (387 EFHiF piFEg
&) -1V 2025% - 3 ) 54 P
HEEES | - @ A A e o SEWEE BN
FER 0.13% 0.42% 0.42%
Wi | AR R R AEE A Ed | BROEP A Sk
% 1.0 g » Hrfi *02g> 550-mL | %*.591.0g %50
7_> %50mL B g ¥ o 4e50% | mLEe g P oo

W E 4L

? A 15 mL > 42

Brrse » 50%2

RN AL BT 30 A | @B25mL o A&
fE25 mL - 42§ 8 0 o 10 & | RIRF 304 48
A ARF 30 & & o Pt i | B 10440
48 > im0 P~ # % 50-mL & | No.lijg B
T A% ~ 50 mL FLP 0 EAFRB2 | RATAS LR
FRAY R :’z’é‘.fiil,ﬂﬁ’—,,z’ Bl s & EOR
BN E AT H 40 50% 7 % 3 o # ~50 mL
Bl & HE R B oo 2 F BT 0 4
o e AR T 50%2 fis 3 %]
W R o B oo
§ ks | 1o 1 0.1% e 3 (A) P 0.1%F% | M7 B Lok
& RREL T R s % (B) (35 : 65)
(18 : 82) 0-35" 12-20%(A)
35-45°20-65%(A)
45-50" 65-95%(A)
iR 2 R & R e Rk
290 nm 290 nm 290 nm
RN BoIEAE [ RoTPEEe
oo | BEHE | 3 3>3000 3+ 5 >18000 35 47000
ol aE | 215 >1.5 >1.5
TR
Ak B |1 AR E R L w&®agHE |1 wEAFH
2 ER Bes ? g *50%7 fF 5 *50%¢ 3
k=g H S et Bz o F Bz F
50%¢ [ en Pz > RN
1/6 » 50% ¢ 2. RMRBLE 2. R AR
ﬁgﬁql/4,*&‘ % HR * W fE
A &g R i 4L 3. X R EMPR
2. /’bgﬁzﬁﬁﬁ—ﬂ pi— ’ I/E.;Pl_éé\u ’éf EE‘*:
v, 2b 7S 3 i
CRPEE
FER |l 2R L - LHPHFEUR LA L0.13% rﬂﬁ:bw B SR 4
REERCFENA L2 AN NAE T ARG R -




BB A50%T i T ROEEE o P F B Sdki =%
BEBZ 2 - FHFETRLF L 042%

B FEE S E Y S50%e i S FBA e FBock g
EHAXATERR 2 BIED ERES G-I HEEZE A
0.029-1.545% > £ 2 {3 BEBEEMKPHE  — i PH 2 5 £
®%0.61% > SD%0.26% o

S B RB I IES 22 T HEELR S 0300.42%
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(™)
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AR &
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T 3
E B A
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E s
B &teik
Spike fe @l

4 : HOVENIAE SEMEN
® : Raisin Tree Seed
A RIAFREZEZE #* Rhamnaceae & 4 7 1& Hovenia acerba Lindl.2_ 57°% = 3 f&

[522 02 1) (L4 ZL) 2K
—BAqkk 1.0g0 4ve BE 10mL > ¥ -Rip4e$ 30 4 480
LA R iR A A A4 fE Il mL 23 fE o 0T
;’fﬁr‘;’/%u °

[E5222)( (A %7 EHEE) 4P
—BAqFk A 1.0g> 4 ? A3 10 mL > ¥ 60°C-Ki% e 30
A A AT B iR AR AR T BRIl mL € 203
f2 o TS R&EBR

[32=>23)(p % 1)
—PF Ak 1.0g 4c2 BB 10mL 425 AR T 30 ~ 48>
Wi (TR SRR o

[52224)(p FEHF 2)V
—PF Ak 1.0 g0 4 50%2 B 10 mL > 42§ A 3= T 30
Aks o iR TR R&EIBIR o
P~- & 1§ % % (Dihydromyricetin) %} P& & % & » 4c ¢ fig %] =
% 1mL 2 1.0mg 3% » 15 HREFEZZR -
HPTLC silica gel 60 Fas4 > 10 cm % 10 cm ~ 20 cm X 10 cm
CLEPRES TR TH TS

— v ¥ Iy "R (10:8:5)
[ERA2) 4k EREE) $4p
—-F"wmicpkefn: Tk (10:815)
[BmA3] b (L F4) 52 r v
— ¥ iemefi TR (50400

10cm x 10 cm ~ 20 cm x 10 cm CAMAG ) 2 B H
ERRFAIG 1544 + FER > EREE8cm -
Eoh (254 nm) PR BT He AR 2. 0 BN 1L 5% & (L 4B/ R
(AICI/EtOH TS)*f 5 14 » B 32 » *> % * % (365 nm) B 5 4
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